In the title compound, C 21 H 30 N 2 O, there are five fused rings. The A and C rings adopt chair conformations, ring B adopts an 8,9-half-chair conformation and ring D adopts a 14envelope conformation. The pyrazole ring is planar. Intermolecular O-HÁ Á ÁN hydrogen bonds [HÁ Á ÁN = 1.88 (5) Å ] help to stabilize the crystal structure. The absolute structure was deduced from those of the starting materials.
Related literature
For general background, see: Kashiwada et al. (1996); Spek (2009 Orthorhombic, P2 1 2 1 2 a = 11.779 (4) Å b = 27.996 (10) Å c = 6.361 (2) Å V = 2097.6 (12) Å 3 Z = 4 Mo K radiation = 0.06 mm À1 T = 293 K 0.20 Â 0.10 Â 0.08 mm
Data collection
Bruker SMART CCD area-detector diffractometer Absorption correction: multi-scan (SADABS; Sheldrick, 1996) T min = 0.988, T max = 0.995 10038 measured reflections 2633 independent reflections 1670 reflections with I > 2(I) R int = 0.089 Refinement R[F 2 > 2(F 2 )] = 0.065 wR(F 2 ) = 0.178 S = 0.99 2633 reflections 224 parameters H atoms treated by a mixture of independent and constrained refinement Á max = 0.26 e Å À3 Á min = À0.15 e Å À3 Table 1 Hydrogen-bond geometry (Å , ). (5) 1.88 (6) 2.813 (5) 163 (5) Symmetry code: (i) Àx þ 3 2 ; y þ 1 2 ; Àz.
Data collection: SMART (Bruker, 2000); cell refinement: SAINT (Bruker, 2000); data reduction: SAINT; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: SHELXTL (Sheldrick, 2008); software used to prepare material for publication: SHELXTL.
2 3':16, 17] androst-5-en-3 -ol H. Zheng, P. Xia and Y. Chen
Comment
The 3-O-(2',2'-dimethylsuccinyl)-betulinic acid, a derivative of natural product betulinic acid, was identified as a potent anti-HIV (human immunodificiency virus) agent with remarkable active value (Kashiwada et al., 1996) . Based on the structure and bioactivity of 3-O-(2',2'-dimethylsuccinyl)-betulinic acid, we tried to synthesize some of its steroidal analogs with Experimental 3β-Hydroxy-16-hydroxymethylene-androst-5-en-17-one (500 mg, 1.58 mmol) was dissolved in 10 ml EtOH, and methylhydrazine (120 mg, 2.61 mmol) was added. The resulting mixture was stirred for 2 h at room temperature, and 100 ml H 2 O was added. After filtered, washed with water and dried, crude product of title compound (520 mg) was got. The crude product was purified by chromatography with petroleum ether/ EtOAc (10:3) as eluent and recrystallized from tetrahydrofuran to obtain its single-crystal for X-ray diffraction analysis.
Refinement
All H atoms except H1 were positioned geometrically and refined using a riding model with C-H = 0.93Å for aromatic H atoms and C-H = 0.96Å for methyl H atoms, and refine in riding mode with U iso (H) = 1.2U eq (C) for aromatic H atoms and U iso (H) = 1.5U eq (C) for methyl H atoms. H1 had been found on the different Fourier map and refined without bond restrain.
In the absence of significant anomalous scattering, 845 Friedel pairs were merged and all Δf" values to be set to zero. Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > σ(F 2 ) is used only for calculating Rfactors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger.
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